The 8-yttrium(III)-containing 81-tungsto-8-arsenate(III) [Y8(CH3COO)(H2O)18(As2W19O68)4(W2O6)2(WO4)] 43− (1) has been synthesized in a one-pot reaction of yttrium(III) ions with [B-α-AsW9O33] 9− in 1 M NaOAc/HOAc buffer at pH 4.8.
Introduction
Polyoxometalate (POM) chemistry has gained much attention in recent years, due to potential applications in catalysis, magnetism, material science, and even biomedical systems [1] [2] [3] [4] [5] [6] [7] [8] [9] [10] . Most of the OPEN ACCESS work in this area has been focused on 3d transition metal-containing derivatives [11] [12] [13] [14] [15] [16] [17] . However, also the area of rare earths-containing POMs has undergone a significant expansion in recent years [18] [19] [20] [21] [22] [23] . Lanthanide ions usually have larger coordination numbers (8, 9 or more) than d-block metal ions, and exhibit various coordination geometries [24] . In addition, the larger size of these lanthanide ions usually restricts their full incorporation into the lacunary POM sites. Such coordination behavior renders lanthanide ions frequently as linkers of two or more lacunary POM units, forming large structures [18] [19] [20] [21] [22] [23] [25] [26] [27] . Yttrium is formally not a lanthanide, but can be considered as a pseudolanthanide, due to its comparable size and coordination number. Lanthanide-containing POMs possess interesting physicochemical properties such as luminescence and magnetism, as well as Lewis acidity relevant for catalysis [28] [29] [30] . For . 230H2O . This formula is supported by elemental and thermogravimetric analyses (see Figure 3) . The synthetic procedure of 1 contains several crucial parameters. An excess of yttrium ions over and above the stoichiometric ratio was needed for optimal yield. Furthermore, the type and pH of the buffer are essential for obtaining the desired product, as well as the presence of cesium ions. In fact, 1 could not be isolated in the absence of cesium ions, and a sufficient amount was needed to induce precipitation, before filtration and crystallization of the product salt. On the other hand, CsNa-1 proved to be only slightly soluble in D2O, and hence our solution studies by 183 , respectively, should also be mentioned here [38] . Thermogravimetric Analysis. Thermogravimetric analysis of CsNa-1 was performed between 25 and 1000 °C under a nitrogen atmosphere to determine the number of crystal waters (see Figure 3) . The weight loss of about 92% between 25 and 230 °C can be assigned to the loss of 230 crystal waters per formula unit. In addition, the second continuous weight loss step from 250 to 550 °C corresponds to the removal of 18 coordinated water molecules and decomposition of the acetate group.
Experimental Section
General Methods and Materials. All reagents were used as purchased without further purification. The trilacunary POM precursor Na9[B-α-AsW9O33]·27H2O was prepared according to the published procedure, and its purity was confirmed by infrared spectroscopy . [51] . 
Instrumentation (IR, TGA).
Infrared spectra were recorded on a Nicolet Avatar 370 FT-IR spectrophotometer using KBr pellets. The following abbreviations were used to assign the peak intensities: w = weak, m = medium and s = strong. Thermogravimetric analyses were carried out on a TA Instruments SDT Q600 thermobalance with a 100 mL/min flow of nitrogen; the temperature was ramped from 20 to 1000 °C at a rate of 5 °C /min. Elemental analysis for CsNa-1 was performed by CNRS, Service Central d'Analyze, Solaize, France.
X-ray Crystallography. A single crystal of CsNa-1 was mounted on a Hampton cryoloop in light oil for data collection at 173 K. Indexing and data collection were performed on a Bruker D8 SMART APEX II CCD diffractometer with kappa geometry and Mo-Kα radiation (graphite monochromator, λ = 0.71073 Å). Data integration was performed using SAINT [52]. Routine Lorentz and polarization corrections were applied. Multiscan absorption corrections were performed using SADABS [53] . Direct methods (SHELXS97) successfully located the tungsten atoms, and successive Fourier syntheses (SHELXL2014) revealed the remaining atoms [54] . Refinements were full-matrix least-squares against |F 2 | using all data.
In the final refinement, all non-disordered heavy atoms (As, W, Y, Cs, Na) were refined anisotropically; oxygen atoms and disordered counter cations were refined isotropically. No hydrogen atoms were included in the models. Crystallographic data are summarized in Table 1 . We observed an extra W atom (W82) with an occupancy of 16.67%, but could not model its coordination environment due to serious disorder (see CIF file for details). This result implies that there is a small amount of {Y8As8W82} polyanion impurity present, which we could not avoid during synthesis or eliminate afterwards, in spite of many attempts. 
Conclusions
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